were prepared by co-precipitation and urea method. Mg-Zn/Al mixed oxides were prepared from calcinations of hydrotalcites precursors at 500°C for 4 hours. The material synthesized were characterized by X-ray powder diffraction, the measurements were carried out in Bruker D8 DaVinci diffractometer, equipped with CuKα radiation , LynxEye linear Position Sensitive Detector, Ni-filter. Data was collect between 8 and 80° in 2θ with step size of 0.02° and the count time of 0.05 per step. Soller slit 2.5° of divergence and 0.2 mm primary slit were used. For the ZnMgAl-HT samples the measurements were performed at different temperatures, range 25-1200°C, heating rate 5°C/min. It was observed differences among XRD patterns for y greater than 25% of Zn in urea method at 500°C, and for co-precipitation method just for the substitution at 50 and 75% of Zn. These results suggested that the increase in Zn percentage change the structure of calcinated samples.
